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H-NMR spectrum of 1 (Table 1) C-NMR spectrum showed a total of 42 carbon signals, of which 30 carbons were to be assigned to the aglycone and the remaining 12 carbons to the sugar moieties. The 
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methyl and exomethylene group to be located at C-29 and C-30, respectively ( Fig. 2(a) ). The relative stereochemistry of the aglycone was assumed to be similar with that of 2α,3α,23-trihydroxyursa-12,20(30)-dien-28-oic acid (2) by comparing 13 C-NMR of 1, 11 and corroborated by NOESY cross-peaks of H-2/H-3, H-24, and H-25, H-3/H-24, H-5/H-9 and H-23, and H-9/H-27 ( Fig. 2(b) ). The full NMR assignments and connectivities were determined by The known compounds, 2α,3α,23-trihydroxyursa-12,20(30)-dien-28-oic acid (2), 11 pruvuloside A (3), 14 esculentic acid (4), 15 euscaphic acid (5), 16 and 2α,3α-dihydroxyursa-12,20(30)-dien-28-oic acid (6) 17 were identified by comparing their spectroscopic data with those in the literatures. The compounds 2-6 were reported from this source for the first time.
Experimental Section
General Procedures. Optical rotations were measured on a Jasco P-1020 polarimeter in MeOH. IR spectra were recorded on a Bruker IFS-66/S FT-IR spectrometer. HR-FAB mass spectra were obtained on a JEOL JMS700 mass spectrometer. NMR spectra, including Extraction and Isolation. The dried tubers of S. sieboldii (5 kg) were extracted with 80% MeOH three times at 60 °C. The resulting MeOH extract (1 kg) was suspended in distilled water (1.8 L) and partitioned with solvent to give nhexane (7 g), CHCl 3 (20 g), EtOAc (12 g), and n-BuOH (24 g) layers. The EtOAc-soluble layer (12 g) was separated on a RP-C 18 silica gel column (230-400 mesh, 400 g), and eluted gradiently with MeOH-H 2 O (1:1, 1.5:1, 4:1, and 1:0) to afford eight fractions (fr. E1-E8) based on a TLC analysis. Fr. E5 (85 mg) was separated by Lobar-A column eluted with CHCl 3 -MeOH (20:1) and then purified by reversedphase preparative HPLC with MeOH-H 2 O (12:7) at a flow rate of 2.0 mL/min (Econosil RP-C 18 10 μm column; 250 × 10 mm; 10 μm particle size; Shodex refractive index detector) to obtain 1 (6 mg, t R = 16.0 min) and 3 (6 mg, t R = 11.5 min). The CHCl 3 -soluble layer (20 g) was chromatographed on a RP-C 18 silica gel open column (230-400 mesh, 550 g) eluting with a gradient solvent system of MeOH-H 2 O (1:1 and 1:0), yielding nine subfractions (fr. C1-C9). Fr. C4 (8 g) was separated on a RP-C 18 silica gel column (230-400 mesh, 350 g) with 80% MeOH and further separated by silica gel column using n-hexane-EtOAc (1:1) to give six subfractions (fr. C41-C46). Fr. C44 (17 mg) was purified by reversedphase preparative HPLC with 65% CH 3 CN to yield 2 (5 mg, t R = 15.1 min) and 4 (3 mg, t R = 19.0 min). Fr. C46 (25 mg) was purified by reversed-phase preparative HPLC using 75% CH 3 CN to yield 5 (10 mg, t R = 13.6 min) and 6 (5 mg, t R = 16.6 min).
Sieboldii Saponin A (1) . Determination of the Sugar of 1. The sugar obtained from the hydrolysis of 1 was dissolved in anhydrous pyridine (0.1 mL) and L-cysteine methyl ester hydrochloride (2 mg) was added. The mixture was stirred at 60 o C for 1.5 h. After the reaction mixture was dried in vacuo, the residue was trimethylsilylated with 1-trimethylsilylimidazole (0.1 mL) for 2 h. The mixture was partitioned between n-hexane and H 2 O (0.3 mL each), and the organic layer (1 μL) was analyzed by GC-MS. 13 The identification of D-glucose for 1 was detected by co-injection of the hydrolysate with standard silylated samples, giving single peaks at 16.429 min. Retention time of authentic sample treated in the same way with 1-trimethylsilylimidazole in pyridine was 16.396 min.
